19.01 Â, c = 9.19 Â and/8 = 116.8°, with half a molecule in the asymmetric unit. This group describes only pseudo symmetry at 100 Κ and the structure can not be refined properly. It was decided to switch for the PI space group, with one independent molecule. Data were reindexed in this lowest symmetry, thus leading to a perfect refinement although the ratio of observation over parameters was not optimum. Anisotropic thermal factors were used for all atoms except for hydrogens. The cyano groups CN(B) and CN(D) have two different orientations. Hie occupancy factors for these orientations were first refined. As they converged to a ratio close to 50:50 in both cases, this ideal value was then imposed in the last cycles of refinement. Although all hydrogens were located on difference-Fourier maps, during the refinement they were kept under restrained distances.
Discussion
In the course of calixarene syntheses, new para-functionalized aryl compounds were investigated, including the title compound as starting material. The para-substituted calixarenes with R=CH2-CN or R = -(CH2)n-COOH display very bad crystalline properties and are usually obtained as microcristalline powders whatever the solvent (or mixture of solvents) used. In solution, these simple calixarenes are known to be conformationally flexible [6, 7] and in the case of [4] calixarenes, the cone-cone interconversion is much simple to determine, compared to the [6] calixarenes. Usually, the cone conformation is strongly stabilized by hydrogen bonds when the phenol functions are free, compared to the pinched-cone conformation. In order to get accurate data about small linear substituants linked to the para position of 446 C36H 2 8N 4 0 4 [4] calixarenes, a single crystal analysis was attempted on the title compound using a synchrotron source. In the title compound, the para cyano groups at rings labeled (B) and (D) are in two different orientations each (upper figure). These disorders are mutually exclusive: a molecule with cyano groups in one orientation faces another equivalent molecule and vice-versa for the second disordered orientation. At the temperature of measurement ( 100 K), the four phenolic hydrogens are clearly visible and strongly Η-bonded to a neighboring phenol oxygen in a circular way that stabilizes the "cone" conformation and also breaks the m symmetry observed at room temperature. This is illustrated in the lower figure. Table 2 . Atomic coordinates and displacement parameters (in A 2 ). (1) 
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